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CH 2 — P-OC 2 H 5 

OC2H5 



BPADE 
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Dft21] 

o 

CH2 — 1 OC2H5 
OC 2 H 6 

NNPA 

Dfb22] 
«\ O 
^-<\^— CH 2 — P~ OC 2 H 5 
OC 2 H 5 

2-NMPA 




Dffc23] 







c 


J 


4. 


J 



o 
It 



CH 2 — P— OC 2 H 5 
OC 2 H 5 



AMPA 



Wk24] 

o 

Q^O-CH 2 -f-OC 2 H 5 
OC 2 H 5 

4 PBPADE 



Dffc25] 
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[0028] *»i©yyflj#«iH:, ^^y— /h»i*i— #^ft^i-5ywb^-cfe5r£ 
[oo29] *mw<D7^s—/>n&m-ft*fttemirzy>fc&yob'Lx^ TtB-^Wb 

26) - 0fb28) -e^$^§^^^0^uv \ 

Dffc26] 
POO^COR 2 ) (OR 3 ) 

Dft27] 
PC^R'R'COR 2 ) 

Dffc28] 

P(=0)RW 

(5£0ffc26)~0fb28) ^ R 1 «^m/-/Vg|5^tP^*#Cl-50(D^t:^*S, 7K 

/-/v$i3^tf^*#:i-50(D^b7K*s^-ro r 4 , r 5 , R e it^n^nm^ 
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*tcfeT^ymftt*(Dm&m^&mmmi-50<Dm\:?kmmzm'r o r 2 , r 3 ^ 
[0030] *mw<D7^/-/u^$ : m-fti L \H\z.mir%v i/\\&mh\jx\^ m%.t£. p-tK 

p-tKndrV'^Ji^/V^ai^/V^^^^^^/V, p-tKndf-^^o:^/k^^-/k 

/V)^^^^^K. HJ* (p-fcKci^i^7ai=./V) Jfc^^^lMK. bf^(p- 
Dft29] 




[^30] 
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[0031] ^K(D7^y-7v^^iii-^rt^^r«y^b^<z)^T^, TfE-l^^ 

Wk33] 
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[0032] ^h/fe©^-ct>, Tls-^ab34)-e^$ti^b-^#i^^MiR$tb^^<^- 



_hfB^(^33)^fctt({b34)(D^-e^, M#\ Li, Na, K N Be, Mg, Sr. Ba, Mn 

[0033] ^BJO#^(Dy^(D^ja^^#;^L-C{i, y^->^[3, S-^-tert-^/V^ 
^>^>^/M}v*^^^^-/VL -7"hy^^[3, 5-^-tert-^^/V-4-tKt3^S/^: 
^rn^/V], -^^^tf^[3, 5-v ? -tert-^^/V-4-tKn d r^--<^> ? /V^^ 

^^^], ^<yyr>^t^[3, 5-^-tert-:/^/v-4-tK^v^^/v^^0^ 



[^34] 
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[0034] *mm<D7~;—fri$&m—fr*ftKmirzy>fc&®(Dtp-vi>. rm—mmfc 

35)^$tb^P-OH^^^<^-o^i-^#^(Dy^k^^^W$ttS 



xhxw ) 

[0035] ^ttb^^-et, tie— ^(ih36)^m^n^t^m^hm^ti^>^<th~ 



Wb35] 




Dffc36] 
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) 

±.m<DR 3 b\^X fi^a^fi, ^/v-S, ai^/i^ -ry^ntv^ 

, n-^f/H, sec-y^/vm, tert-y^/vm, ft^^SaJK^S, 7x^;VS, 

m^titcy^/um^y^m, -ch ch oh-c^^s^ &m 

2 2 

[0036] *HM^P-OHM^>^<^-oft§tSoy^^tL-Ci4, 3, 5-v 5 - 
tert-^^/V^-tKndr^^^^^^/^^^rc^/v, 3, 5-v?-tert-:/^VV-4- 
tKn^iy^^/V/J^/^^b^/K 3, S-^-tert-^/l^-tK^^^^vvV 

cn^/K 3, S-^-tert-^^/V^-tK^^^^^^/V^^^^^-^^^^/V, 3, 5 
-^-tert-y^/V-4-tKn^i/^>-^/V^^^^<if ^S#if -*b£><D ^T* 

, 3, S-^-tert-y^/V^-tKn^rv/^^^/V^^^^m^/V, 3, 5-^-tert- 

37)^$tL^#Soy^^^^^^^^y<e<^-«oy>-^^^0^u 

Dffc37] 




(_LfE^0fb37) R\ R 2 ^tL^tL^iL^*, ^^#[l-30(D^b7Km^ 

^i- 0 R 3 , R 4 «^ti,^M4lVz:^7K*, ^^#ci-50(D^{b7K*S, ^S^fcte 

o mt^mm^^xi^iy/vm^mnm^^mm^y^^-ry^vm 
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[0037] ±m-^(^37)(D^-v^ Tm-m&Uk38)^m$tiz4k&m*bm$i&ti 



^:7?Vl^#<D^#$^ -CH CH OH-VmZtiZmteZ&mtf btlZo 



[0038] ^36W04#3e©yWb^»i:b-Cr±, 3, S-v'-tert-^/V^-tKndrv/^^v? 
Dfb39] 



[^38] 
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£L-mirganoxl425 (^v^^S^/V^f — ^T^;VX^M) # s rf?I££tl/C:Jo<9, 

[0039] v^t&mfe, y$v^T^<Dm&femtvxfe%ibtix\<^fcfr^ ^.ti^o^m* 
m^^m^m^v^^m^mmtm^^xmmvxh.mmm^^ 
<i&mir%-tn~titix&btLX\s^j:fr<>tc 0 mmz., ^j^T^m^itm^ 

m&m&mmt^xtfv^^&mmM&irzm^ ^mmmi/ik^m^m^ 
xh, mnm^m^^/^xm^mszm^tb^tiim^hri^ \ 

[0040] yzdk&m&MMA 

ooi—o. i^e/v%#W*b<. o. 005—0. 05^e/v%-e$>sri:^$^^^bv\ 

t\.x(Dmm^mxh^^mmm^mwir^mm^mhti^ 0 v^t^m 

7^o. i^%^Mx.r^nt5tf[^yx^T;H^iItLt©ttl^tt^{g 
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[oo4i] vi/iv&mmm 

^u^j^—^m^> n tbb^%m^^iv(Dmj&$Lftx-foz>tfv=i— /v&m^z. 
t&u~£u<\ M%£tpx<DMm%±n^ v^t&m&?&M^xfrhft?<Dmi-tii.\^ 

vmvx^ ^i&^ra&c Mm^mKx^\±xmmKMir^mmm^±ir^ 

m>^}&(Dnmtdti^-5ommmmxh^tmi-^<,xmi-^<^3o^ 
*L<»io-ioo g /i-e^ 0 »Mmi-immm(D^m^i^<Dmmm.rxn^ 
[0042] r<DJ^\ y wb^^^K^s^^rb-cv ^^wifcu, ^mffimmx&Zo Vto 
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*T/ism-&fc&mmm~r% 0 v>it^m<D7Kmm^xMTM^ntz.^^ 

^x^v^TMmir^m^m^Ai&mm^nmmAx^m^n^(DX\ ^ 
^^r;v^(DWc^^%n&(Dmx%m^x^ 0 tot, w\&m$*<D-&&m 

[0043] T/\s$~VJ*41r.&Mte£XPMlr.frM<Dm&m& 

r/v^^Mt^m^xxi^it^m^mm^xm^xt^ 0 

^^<D^^#^tvrh^mb<«^7y-^^wc)m^M^i:bTfflv^^ 

il^i-j;^^p^(Dm^M^^^y^^/vM3tx@^(D»H#ffi^0f^ 
T^^^^mmtim^^^mMx^^^^^^^xm^b^x^ 

o 

[0044] ^^HKi-^Tte, ±mU^m^m&^^tc.V^W^(DNMR^^W^ 0 
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o 

m-r^mi-^.^ ^mmmmx&z> 0 T^mm^^us* ^y -yft&m&m v 

tt, T/v^>>A^^(D^^v^y= I -/^|g^^i-§tf)^ N y^t^Wife 

[0045] ±fBOT/V^^^b^0^w^^y3— ;«iyW^ft^t^jM^t?. 
^(DT/^^^A^^^yWk^^^^#J^«T/v$^^Aj®^^j;Tj?y>- 

O. 5 ^ P/Al(^e/Ht) ^ 20 (1) 
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[oo46] ±M<DT;v%^Mt^mtv>it^mt(Du^mm(D^^m^mz.m^^ 

^fc5V>J3T/l^=^bi^£y>^^ 
[0047] ^Wc^T, iifB^^fci-^i:^j;«9^y^^/v^^^tt»M^-a-** 

M^^^LTywb^^^^^s^ie^LT/v^^^b^^ywb^^igft: 
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[0048] tim±MM5k 

m^mm^tvx^^^tm^^ mmx&Zo ^^m2^m^mm^ 
mm%k i^w^^tit, ^^u^v^—^<D^^mm-r^j}^i]UK.xm 

T7V^^Mt^m\z.T7v^)^mit^my^\^T7v^)±m^mit^m^mML,x 
/vj^m^t^mt-r^o ^t-r;vtiv±m^m\t^m^mut.m^\^, mm 

M(^e/v%) ft\ ^VMT/^m^ir^^v^/^^m^^yh<D^/vm^M\^X, 
ixio~ 6 ^_ho. l*r/i<%3zMX&Z>z.bfim~£.V<. i«90*b<^5XlO" 6 — 0. 05 
*t/V%X&<9, £fb^£?£L<telX10~ 5 -0. 03^/V%-e$?«9, #^0*b<^, IX 

io" 5 — o. oi^/v%-e&3 0 r/^v^m, T/v%y±M&m<DmMmL&'pmx&z> 



WO 2005/075539 



35 



PCT/JP2005/001795 



[0049] fc&i ^77V5^ivkL< ^©^-a-^t^p^-C^i-S^irds^LV * 

H2^«^Wj^^^*^i-?)T/V^y^M. T/V#y±iS^JSi:L-Cte. Li, Na, K, 
Rb, Cs, Be, Mg, Ca, Sr, Bafabm^tl%&te<thlM^fo%^t&&&L<, - 
(D5^Li, Na, Mg^V>L^<D^^^^^S^$^5^^<ir^l®CO^^J;«9^ 

mm. ynftyi, aife&ar ©fi&jfw©i»jfe&/v^^ife!£, TW^m, * 

tKndr^/v^>^, ^Bft, «fegi, y^gfe, *;**^gt, mm^m, v>m* 
m, mt*m. mmm. ?-*mm. mm. mt^mm, mmm, ii^^oii 
mm, i-yn/^;i/*ysi, i-^<>?>^/v^m. -r7?ui/x/is^mt£¥<D 
mm^^>mm, y^v/^m^commmmm, ^h*->, n-^n^ 

yi4©&v^©£rfflvyfc4&£\ m^NFi-^y^^^p^^^cDgiJ^^it 
&<fc5fc£t>te^ m^L7t^y^^/v«feL^<^{fcS^^(9 N W*PtK^» 
i&T-rzmfatf&Zo tot, ^0j!(Z)T/^^y^M*/ > c^t^b^b^S>SV^« 

T/v^y±m^M*7t:»^fe(D^^^bT0jg^(D^, T/v#y^«&§i 
r/^v±m^m<Dmmmm^/^^mm, ^mmmm^/^^mm. ^mm 
xsv^m, ^vfy^jj;v^m.m, \ivn^^;v^m.m, mm, mm, y^ 
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m, ^^>m, v^m^m, m^m. mmm, ^mm. mm. M^mm, m. 

[0050] mv>MM k<o ffim 

5Oppm^T<P*^^P-^5-£tf s 0*U^ o «J:?)0*U/ 30ppm£*TT? 

bT20ppm^T<^*-C^(IPi*5^i:W*bV\ J;90*Ll>8fc&Pfi;f31Oppm£*T 
-efeSo y/W^^A©^&P*Sr20ppm^_h^i-5^, 3^h^i-WJ^§fcfe0 

^W^^«,m^LT#btl^^y^^l^LT^^^^^bT5ppm^ 
T»*-e»-r^^^^0*bV\ ^^LV^PAteSppm^T^fc 1 ^ $e>fC0 
*L<«lppm^T-C*)5o ^^»*£5ppmJ^_h^i-£<^ #ibtL3*°y^ 

?;v^z=.?7M\^mb\jx\&. m^mm&%ht£\^\ rm^vw^^A, rait 
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[0051] ^mic^^xmm^m^M^mtvx^^m^i^ti^^ Thy- 

&1txXfc&&bLX^ ^X^/K*X^1MK ;*^/K7«/K*X;^lMk 
Tb7^f/^X, ^^l^^/Vi^X^^lMK hy^^/K^XV^K^drlMk 
^rjy^;v\iVn^zy^X^r^^Y\ hy^y^^vK^XT-fe^— k i^a^K^Xv 5 

[0052] ^^^y^^vwas, g m-e=*/vvh4k-&m&=*/vvhmTt 

[0053] aH^ZZzk^M^^ 
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m&Btf&hmmxn<>xh&\<^u w^^m\^nxn^xhu.w mmm&m. 
fote. mMmm&Ki&tmm. m^mm^mm^mmxn^t^mm^ mm 
mm-ertmmm&femnxftoxh^^u ^m^xn<>xhx^\ wt^^pet 

/V^fcte^cDni^/vM^^l^M^LTl. 02—1. 5^e/K 0*b<tel. 03 

[0054] ^^/HbSJ^«, i-3j@co^^/HbS^^ii:^J^S^br>#^^:sg^ 
m\ ^x^^>vv^-/vt)mm~tz>$zWTX\ K^^x±m^tz.^tz.\-rr;v 
^-/^mmmx^mm^^hmmir^ 0 mm n (o^^MtR^m.m 

J3240— 270°C, #?*L<te245— 265°C, JE^lteO. 2— 3kg/cm 2 G, ^L<^0 
. 5— 2kg/cm 2 G-eS>^ 0 Mc1fe&®<D^^Mkfcfc-(Dn&n.mn 250— 290°C 
0^b<«255— 275°C-e$3*9, J±7J«M^0— 1. 5kg/cm 2 GjftL<[i0^1. 3 
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[0055] *fc, MJ^/VT^ ^^/W^*^/l'T5>'Jfc£f©^3iR 

[0056] x^r/^^faottl^^tSi^tt, fV7^m^f 

/H^e/M^LTl. l—l. 6^e/K 0*b<ttl. 2—1. 5^;KDxfvy^>Jn-;P^ 

230— 270°C, 0^U<fi24O— 265 C C-Cfc«9, ^tv^&J&^LT, Zn, Cd, 
Mg, Mn, Co, Ca, Ba^if^gJK^ig, ^t&Jfr^Pb, Zn, Sb, Ge^Ht^^ffl 

i^±m^T/^mnm^mi-^tm^^\ m^\^m\^ —mcx*. y>- 
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^SJ^^M^^\ ^-UrfV— ©tft(AV )^2000— SOOOeq/torKDj^ 

o 

i(D|^(D^-y=f-^— (Dtft(AV )te#^Pte£tl/£V^ M^lOO— 800eq 

o 

/torfCfc«9, r<D^L<^400— 700eq/ton, £ib^#f 3X<te500— 700eq/ton 

as, ^y«^/v^^i-§^f^jg^$Bffl, fljfctf, ^y^^/v^PET(D#^. 

150— 170°CCDfQffl(7}7Ky^— ^^^UX#^tL^o ^^/HbSi^*fc^«7"/V 

^iiMj^yw^^r/^^^ 
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m mxh%tf±.m<D&mw imMir^^mmMm^um^x^ 
[oo58] 7^\^xnhnfc^m^m^^m(Dmmmm^i:mmm^n^o mm&R 

fcm^fe, !lll£|^g<^M^KJ^Mte250— 290°C, 0£U<«26O-28O 
°C-e&^ J±^J3:500— 20Ton\ 0*L<^2OO— 30Torr^\ M^r^^COM.^^ 
Kfo<DU&n265— 300°C, 0^b<«275— 295°C-e$3*9, Ji^telO— 0. lTorr 

T^v^mA^m^Ai^^m^^fh^m^ticm^x^ zlcd^kv 
xm>hfLfcMMmm^nfcy$yMT/^nmffim&£fiZ) 0 mm^^j^T/^ 
^^<D^m^.xoxm^M^ir^ 0 ^mfam&\^£n%Mm<Dtfy^T 

HMTi-^T, 100-210 o C(D?Uit-ei-5B#rBl»LTi^ii^^^$^o #c 
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[0059] i$Vx.X s r;v<D!$m: 

x\^tm^x\^ 0 

[oo6o] •mmmx^-rm^mxwm &tiz>— mmw^/^v 
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[oo6i] ^mm<D^^^^y^;vMz.)mm-xjr^>t^\^ w^mm^H^^ 
£xt<d (i) - (4) <D#tt^i-^r tmi-it^ \ 

(1) 3^A1^200K^ Alf^y^^/V^OT/V^^A^^'g'^riCppm)] 

(2) 0. 5^A^50K^, Afi* 0 y^^/k^(DT/^y^JS7n*-^-^'*(ppm)] 

(3) 3^AA^200 , AA^VM"T/^COT^V±m^m7vm^Mp 
pm)] 

(4) 0. 10^y^5c^/T/V^^^ + T/V^y±S^JS7C*(^it)^2. 0 

K^, y^Tc*. T/v5^^^5um*5J:tJ ? T/v^y±®^*^y^^/v^(D^- 
#*] 

(5) ^yx^T/KZ)^i^jfi^^i.ox 10 8 Q -cm^TTfe^^ 

(6) ^y^^/ViC^^T/^^^A^M^^SSOOppmi^TTfe^r^, 

[0062] ^y^i^/H^(Z)T/V$^>>A^^'^^'i«5— lOOppm^J:J90^U<^ 7— 80pp 
m^$^fcl0^b<, 10— 6Oppm/$SJ;l9£^03;U/\ T/^^i^jSt^fS/^S 
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j$y^^/Vrp<DT/Vjjl)&m7t^l^^MLfel— 40ppm^j;«9^L<, 2— 30pp 
5ppm*«^1i^y«^/V^^S!i:be^(Z)i£T^^>*<* t 9#«^*tt^^^i- 

i-^o fIg'JKJ^<^it^^J:^^y^^/voi4^i£T«^^^^tt#o B »p«{£T 

e^<D{gT^y^-/H&^iii±<^^^ 

7Ky^^/v4KZ)T/^y±^^M7n*-^^"i»5— 16Oppm^J:«90^L<, 10 
— 120ppm/^£ib^^L<, 15— 100ppm^j;(9$^^^LV\ T/V^y±S^M 
^^Wft^3ppm*«l:1i^y^^/V(D^^it^(D{£T^/>^<^(9#-fl;^ 
^tt^^bi-^O-C0*L<^V\ igfc, 200ppm^®x.7t#^«, jKyx^KZ) 

o 

V>5cm/T;VK^^m+T7V^V±m^Mjtm(M^\t)n.O. 15-1. 9£SJ; 
<90;£LX, 0. 20-1. 8^^,^^b<, 0. 25-1. 7^J:«9$^^0^bV\ V^yt 

[0063] ^V^^T/l'tDmMltl&tnnO. 8X 10 8 Q •cmi^T^J: ( 90*b<, 0. 5X 10 8 Q • 
cm^^tWU, 0. 3X 10 8 Q -cmJ^T^^^M^U/V ^yx^T/KD^ 

g^be^u. ox io 8 q -cmj;(9r^tm«\ i&mmmmmmu ^^t^tm 
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[0064] — #M#7^/VA(D^-fXft«l. 8%£AT3& S J:W*IX, 1. 6%£lT&£bK& 

titcj&mmz.&\, ^xmm^com^ ^mmmbn^ ^©-c»*uftv \ 

[0065] ^mWKmy^V^^r/i/tn, ittArtisWt^tt£Hfi*Art>Wt&£TfiZtih 

ife, *<<y>m. THy-om, ±/^»m, r^^/^^m, k^^v^/v^v 

/VtftV^ l, 1, 2-i ^n^l^v^/V^V^ 1 

, 3-^n^i^^^7/V7^V^, 1, 4-^?v^y->i?%/V7$l/m, 2, 5S;V7$ 
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yy^^m, Tuy^wt, 5-(T/^j^m)y^^4yy^^m, z?y^^m, 1, 

3--j-7¥u>i/jj/v^m, l, A-^yZui/i/jj/v^m. 1, 5-^-y#u^yjj/v 

m-/Vv?#/V/F>^ 4, 4'— fVji^/V^/^^^/V^V^, 4, 4'— tf 7i- /V 

^/Vv^/v^V^ l, 2-«(^/^»^^— p , P '— v^/vtf;V^ /^e 

^^(D^/V^V^(D5^^W^^/^^J:t^^^^>'v ? ^/^V^^<^2 ) 6 

vz/^^m, y^^Thyz/^^m, twvvhm, hv^vvhm, hv^^m, 3, 4 

[0066] /yn^ ( i : LTftxfuy^3-/v, /v, 

/K 1, 3-^^i^^y=i— /v, 2, 3-y*^u>-sfy=i—su s 1, 4-^^v> / ^y=i^-/v, 

1, /K ^^^/^y=3— /V, 1, /K 1, 2 

/V. 1, 2-v^n^lJ-^v^/— /V. 1, /V. 1, 4 

-v-^P^driJ-^v^Z— /V, 1, 4-v^n^rl^v 5 ^/— /V, 1, 10-y*#^W 

y^!)3-;v, i N i2-Kt 2 »'v ? ^-— /v, zKy^w^ycn— /k /Kyhy^i^^y 
3— /v, ^y^h^^i/^^y^— /v^^^^!i^$^siJte^^y^— /v, tKn^y^ 

, 4, 4' — v'fcKn^v'tf ^^7— /K 1, A-\fy ( £ — tKn^rc^^) if 
>\ 1, 4-fcf;*(j3— tKn^>-3zhdf-iy^-/v)^/^^, » (p-bRn^^^/v 
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^Xib^y^— ;V(D?"h^U>sfV^— /K 1, 3-^ntVy^yn-/V, 1, A-Zf 

^tbfe^y=i— /VJ^^(D#^T/V3— ;v^LT, MJp^n— hyy^n— 
fcKn^v^/l^V^LTte, ?L^, y>^, fg^SL tK^^gl^ 

[0067] ^mw<vtfy^T/Pbvxnm^u^TU7?u--h, m^u^u^^u 

— k ^y^nfcV^l/^l/— k atfy (l, 

hK^y^ww-^w-k ^y^w^^^w— k ^y^fcvw^iz-h 

feJ;U?^^#fi^#:^^b<^^^5^* 0 y^^^^^i/— 

, xf^y^yn- 85^e/V%^*fbT, 1, 4-^n^l^v^y— /V30 
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[0068] tfu ^^"r/vcomMm 

K&ytm &Mt£b*$rgt?z.btfx%, ^frb&-mbv<fer.msi±^irz>z.bK£ 

ytm&m, mim±m, ^<Dm<Dmm\ft^istbx\^xk&\\ mm 
Atmti.xn, ^mmr^y^, ^^./—^m^mtmitw^ *jmx&><9, ^ 

mm<D&m<D&mxmmi-%^ktfnsmx&iQ, ^(D^m^m^mt^-mcom 
i±^^j^T/^nm(D^m^K^x^n^tim^ 0 
^mm^m^^m^m^m^^xm^vt^^TM^nm^mmw^ 
mzxvfflM&W:i£irz>z.btfBsmxhz> 0 fflmK&^xi*. m^y^m^mn^ 
mimi^x, ~7>v?;\>^ -t^/i/mmti-Z), ^^yyy/^m^b^^m^-^u 

x%z> 0 

[0069] ^)^7Sr/V<Dm& 

b-kx%z> 0 ~(D£yf£i/-m, m^m^fc^m^ iffifiawnit, 

#|3B B p@S^fflhW^bTffiv^ 0 £fc, ^-hte&m*~-\?bL,XMmirZ)Z.bkX%Z> 
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Kffl, y^— teffl, s^ffi. mum. fcmtm. mmm. oupy^/^m. mmm. 

?B^ffl, mm^mmm, mm&mmm. yv^bmrnsmm, ^yy^^y^ 

>hf>y-(j>vj*m. ^m^y^/vj^m. m^y-f^m, wtyj^j*^ u% 
momiTAom. yr*r9\wvj»m, m^mmy-c/^m, mmm±y<i/^ 
m, ifcWt^-hm, £iMy4^j*m. KMffi±y4^m, mrnvty^/^m, 

&&bZ>Zkh*SffiV$>Z>o i£ft. If ^CVD (^^/^-/^f^^h) f o^r 
[0071] gffiga 
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—^T± : r—h^4y 0 ^y^^4/^—, D B D^:C020A047A)-e?!taiL, 50ml<D 

m m^m^m^-mm (w) ^^^7t Q T/^=^^b^<D^^^-i-§^^*« 

^MKppm) = [W(mg)/30000(mg)] X 10 6 
2. 65g/l) 

: 7— y (BRUKERMAVANCE500) 
$J^I§« : I£f8f 80^M3 ^^-^20^*^^^^^^^^/^/^^^^^^ 

27 Al^|M^#C:130. 33MHz 
^m^VV^O^y^y^ : 90° 
^-^^<9iA^0#^ : 1. 0# 

mmmm :i. o# 
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fW$HI$C : 500— 10000 

— if, mtT/V^yj* • AtK^P^ (A1C1 • 6H O) 1 . 3V)*ZA'/\<Dn&f$ffi& 

3 2 

T^^Mt^-^KD^U^V^— /H§?g<D— 15— 30ppm^*b5fc°— 

|£g : -7— V^-M^^MM^^^U (BRUKERMAVANCE500) 

31 P*BlJS^#: : 202. 47MHz 
&ti\s<;V*ay7})yrffa :45° 
9*— ^«J3&^ra:2. 0# 
®MB#^ :0. 5# 

^ah^^^y ^ : y nh^^^y^y ^ 

^^IH#C : 2000— 100000 
[0072] (4)^~y^— <£>&flfiAVo<D8!l^ 

g£*t#u t°y> ? ^20mi^7jnx.fc o *^r^m&7jpx., i5^m^Mmm^m^tc 

o 3£$MSifcfiiit*>u:, lOmiofrfiTfc&gfe&nu ^?a*-e^br> 0 :7m/— /i^w 

vSr*g^Hi:b-CN/10-NaOH-e«fSL^o MlrAtif (^y^^^Cf 

fc 0 TSEsU^oT, AVo(eq/ton)^mi-§ 0 

AVo = (A-B) X 0. 1 X f X 1000/W 
(A=M5t#C(ml), B = ^7^(DM^(ml), f =N/ 10— NaOHCO^x^ 7 

w=^©i$( g )) 

(5) ^-yrfV— <D*^ffiOHVo<D$lJfe 
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g&*»#u r^MtmmTKmm^v^mmo. s^e/v/u lomi^nx., 95°c 

*-C^C^bfCo 7*7— /V7^W^Sr*g^lSli:b-CN/5-NaOH-CH OH 

3 

3 

iffiJSU KI§»t©7T^— (F) SrTfB^fctfGv >#fcT:}3<„ 

F = 0. lXfX20/a 
(f=N/l<MM©:7x**— , a=WSSfe(ml)) 
TfB^{-^o-C, OHVo(eq//ton)^#m-r^o 

OHVo= { (B-A) X F X 1000/W} + AVo 
(A=M^C(ml), B = 77y^©ISt(ml), F=N/5-NaOH-CH 

3 

[0073] (6) (IV : dl/g) 

3mm, [i:#^2mm, ^U^— 7s/-^/l, 1, 2, 

(7) 

M:^>ND-1001DP) &&m\sX^>-#~<DLU&&XftM&fflfeUto 
(9)Tcl<D$j7£ 

K1A*U ^*#H^T, ^?a7)^20°C/^^#?MS-e300°C«7JPI^L, 300°C 
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nnx^y (3/1 : Kfiit) m^^300ml^#a##^LJ^^^^ (^AL, f£ 

^^/V^— (AdvantecttMPTFE^^V^^/V^— , B B 0 ^ :T100A047A) £ 
JBV\ ^*£0. 15MPa<D7JPffiT\ #^i!§li:S37. 5mm-eM^^^Ub7^ 0 ^>i© 
^Tl£, ^>^5l^#300ml(D^ain^/k^fflV^^b, #CV^ 30°C-C— g 
«Mffi^Mbfc 0 S^^V^^7^-(D^aig^^^«7feXa^-|ff (RIG 
AKU^jSk ZSXIOOe, RhW^4. OkW) -eT/^^^ATC^S^rSftb/Co Si}* 

m^m<D^mm^m^(D^]}^u^Tu^i — hmm&m^^xMib^ h,#hjcq 

T/V^^r7A^c**^ppm-e^^L7t 0 S"J^«X^m^50kV-70mA^3feM^I^ 
bT-<^3iy^yb— /V, ^m^bTPC(7°n^— ^3-7-7^ <7>^— )£fflV\ PH 
A(^rl55»§£) 100-300(D^-eHifeb7^ o tfcmMmtfV^^'r^?!/— b 

^m^&mir<DT/U^V^mAb\^X3500ppmMTmi^<. i«90*L<^2 
OOOppm, $fe^$f*b<{il000ppmJ^T-Cfc5o i%^mfr%Mrt(DT /V^yJ*K 
*fti:LT3500ppm^x.fc#^«, ^yx^T/H^itt©W*M^^lrl 

^#<^, ^tix.^ y^;v^^Y;vt^(D)m.w-t\^xjm^tzM^\^ mmmfo 

[0074] (ll)T7^y^MS<D^*^)fe 
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(12) y>\ T/v^v^£.T3T/vm±m4zmM j ML(DfemLjjm 

(13) ^ y^-^a&ifcffiin; ( p o 

275°C-e^g!f!bfc^y^^/Vcti^2^(Dmte«^g$, 120V<D®J±£frl;!jnLfc 

0 

pi(Q-cm)=A/lXV/ i 

0 

(14) — $4M#^-i'/^^^-r^i: 

^y^^/Vtf^^^T, 130°Cei2B#^^L. t— h^V^fe-ClOOO+lO 
O^m^v— b£fft& 0 h:7V^M, 1±jj$3£Tjtmmfe J ttl j en320 o C, 100k 

titciy—h^^y^-^mWmiT. M. LONG CO..INC1, FILM STRETCHER) 
X3. 5{§^—ttM#L300± 20^1110— $iM#^-T/V^#7b 0 ®#SS«7'n 

— nm95°cy / y°u—hnmioo°cti,fc 0 -tt^ m$mmn. 575%/frxnotz. 
o #^tb7^— fi^^^-r/vA^— rx^jis-K7i36^2pmL, ^-rxv— ^(e^s 

^XH^^ILM, 300A)£ffll^C$JSLfc o ft**, $J^te50?TV\ ^<D^i%m 
[0075] (15)T^J$7^#W$c?£ 

^y^^/^^ta^^Mv^/c^;^a-e^L, #4$M^0t®m-i5oc (dm) 
#tm^M^J:«9WSi^295 o c w 0 y^-A^?#L^ o rcDxy^-^© p 

01EM#Xn-^M^^fflV^X#M#Xn— 5l^^|t)140 o CraSL 
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(16) ^^^(^MPJttM 

_hiE(2) <D&&^ffflmxL>x&it*m&^<ttmmm&. m&-rx^ 

[0076] (T/V^~^bl^<^M»!ll) 

— /^^^^^^ftroA^, ^U^6B#P^*#LfcfK ^ff(133Pa)T, 70-9 

[0077] (T/V^VMk-&W<D^U>'Sfy=i— /^/UWb^ttOxfl/y^Ja- 

(T/v^^^^b^^^^^i/^y^— /v^^/ywb-^^(D^^-ix^y=3— 
JiiET/v^^A^^cD^w^y^— /v^/y^^^KD^i/^y^— 
i6o < ctj:#iau w«3o^*t#utfL ^)40 < c^-e?^*Pb^y^^/vffi 
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U£^ib, 160°C ^#?UU W£ti30ftmm^ti^ m4o°c^x^m^v^ 
[0078] (MMMA-l) 

mwmi^2v^—^T>u^m^—h^u—yizmmm^y^/^mb^(D2m^: 

Mx.^ 0. 25MPa(DljmT250°C^X7K^m^^^h^TMtR^ : kn 

VXT/u^VJ*W^&£XFV>)W^bVX^:tL^:thO. Ol4^e/k%*5j:7j?o. 028^e 
Pa(0. lTorr)iLT, $fe^280°C, 13. 3PaXmm^-Rft^MMVfc 0 tftfcKWc^ 

-To 
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m&M&-vmbii1ttfVttT/^\>'iyb&, «EEf£«l(13. 3Pa^T, 80°C, 12 

ntou^, B\%M%%g£kfc%ma3. 3p a ^r, i3o°c, 3^1, $e>^ 13. 3p 
a^r, i6o°c, 3mm)&n<>fc 0 M^^co^v^T/v^u^h^m^M^-K 

lS^rt-e, ^F*3£rl3. 3Pa^T, 215 < C^*>^se>@+gm^SrfTV\IVdSO. 78d 
l/g^ 0 y^^/v^^h£#fc 0 #:v ^\ _hfEtf> (2) , (3) *s £tj? (4) mm<Djj 



«1 





(mof%) 


m 


mmm 

#]No +> 


(#) 


IV 

(dl/g) 




AI&M^ 
Al(ppm) 




Al/P=0.01 4/0.028 


1b39 


1 


80 


0.62 


O 


350 


*Jft«A-2 


Al/P=0.01 4/0.028 


lb39 


2 


75 


0.61 


O 


370 


Hfifc^A-3 


Al/P=0.01 4/0.028 


1b2i 




76 


0.60 


0 


450 


mffi^]A-4 


Al/P=0.01 4/0.028 


1b24 




77 


0.61 


0 


280 


HS60IJA-5 


Al/P=0.0 14/0.028 


1b25 




75 


0.61 


O 


510 


«tt«A-6 


Al/P/Mg 
=0.014/0.028/0.01 


1b39 




63 


0.62 


0 


450 




Al/P=0.02 1/0.042 


1b39 




62 


0.60 


0 


2700 


*J6«A-8 


Al/P=0.01 4/0.028 


1b39 


3 


69 


0-62 


0 


570 


SS6«|A-9 


Al/P=0.0 14/0.028 


1b39 


4 


77 


0.62 


O 


1100 


tt&«A-i 


Al/P=0.0 14/0.028 


ib39 




76 


0.61 


O 


3800 


J±$£tfljA-2 


Sb=0.04 






67 


0-60 


A 













[0079] (HJ609B-1, 2, 3,6, 7, 8$3£Xfi&3$fflB-l, 2) 

Y^MX-KM, ^*#ffl^CT200rpm-eif#UC36^, y^ffr^0ffc39)(D2OOg 
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ffirofc^, 30^P fc g^l20°C^T*-eMbf' o #e>n7^^^^Irganoxl222 
(D^/V^^40%,Irganoxl222^^«^^b/>^^(D^e/^^{i60 0 /o-e 

^f^fifc77^3(^ £mmT, #B*5. Oy^b/V^JP^fcfL 200rpm-C 

^#:£l-cio. oy5/h/vi:^j;5M*^ii*PbT^a^-i±-ei2H#r^ii#b7t 0 w 

^-Y^hta^^^lOO. 5°C^^MLT#?abT, rt?a^95 0 C^_h(-^o 

[0080] (^y^^/KDM^) 

M^^bTJifE^^BLfc^ttg^^T/^^'>A<^7K/^^^^y=3-/vm 

TO. 028mol%^/^J;5^*P^T, ^t#B^T% ^tffi;:T245 0 CT15^[!g}f # 
Ut, ^V^55^rBl^bT275 0 C*T#^LooH^^OJi^^#^ fcTtfT6 
6. 5Pa(0. 5Torr)£LT£ibt-275°C, 66. 5PaT130^PM^^^fr^fTo:/-;:o 
#e>tb7^PET(D#tt^2 {^^i- 0 
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(HJg#jB-4, 5, 9, 10*dJ:TJ?#%^!)B-3, 4) 

[0081] {T;v^VM\&m<D*MWt) 

^MW^ffiX-fr??^^ mwgfcT, m7k5.0V^h7P^MK.fc^ 200rpm-e 

'\±mmr/^^ j*(d 2oo g ^M^K^^7y — t^xlm x.fc Q £ h i^fctvx 1 o.oy 
mwmi^2v^— *T^u*m*—hy-^—^^pvTtfh^(Dik¥\mifrxmbti 

^HbSJ^^255°C-efto7c 0 r^^JtBHET^r^^S^l/^^/V^^tt^^lrb^ 

ft AVo 300— 9 50eq/ton-C^-y CD ^^ffiS &£*f f SOH V% ^ 6 5 ± 5 % 

$^^r^MSBHET^V>^^M^l/^/V^ii*P»b255°C 

xn^TMtR)t^mmi,tL 0 nhnt^^rMtK^-^^m i^mmm 1 t-^v > 
ri^ML^y^k^(D^i/^y=3— /^^/Ky^^/^y^— 

t\ mm^(Dum^)m^k±M-u)±jj^m^ki&r^mmmz.28o o c. 13. 3p a 
(0. lTorr) xmm^mmv^v u^pu—b&mtic r/^^Mt^- 

m.2 
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B-1 


B-2 


B-1 


B-3 


B-2 


B-4 




B-3 


B-4 






f^MAI 


IfSAI 


fLi£Af 


IL^AI 




mmA\ 


WfMA\ 


fF^AI 


^Fi^^S (ppm) 


600 


150 


3000 


WW 


1700 


2600 


2600 


2600 


2600 




AV 0 


*1 


*1 


*1 


*1 


*1 


3250 


4050 


834 


743 


■Jd^?— 1#tt(eq/ton) 


0HV 0 


*2 


*2 


*2 


*2 


*2 


1480 


1250 


1038 


1192 


IV (dl/g) 


0.58 


0.60 


0.57 


0.61 


0.61 


0.60 


0.59 


0.59 


0.60 


BSD CUD 


65.1 


65.2 


64.5 


66.0 


66.0 


57.0 


56.8 


57.4 


57.1 


fesBI Cbffi) 


3.3 


3.4 


3.5 


3.8 


O f 


fi 1 


0.1 


0.0 


0.02 


(ppm) 


810 


350 


6800 


1300 


5800 


650 


600 


4100 


6020 


(%) 


0.8 


0.6 


35 


1.1 


3.0 


0.8 


0.7 


2.3 


3.1 




B-6 


B-7 


B-8 


B-9 


8 10 














ItitAI 




ifti£Ai 


i^AI 












550 


160 


1100 


2600 


2600 










AUb&teissjiDBtcM- 


AV 0 


*1 


*1 


*1 


3300 


4020 










'Jd"^-H#1±(eq/ton) 


0HV 0 


*2 


*2 


*2 


1320 


1240 










IV (dl/g) 


0.59 


0.61 


0.60 


0.61 


0.59 












55.0 


55.3 


56.0 


57.0 


56.5 










fep) (HI) 


0.2 


0.3 


0.6 


0.1 


0.1 












790 


400 


1400 


600 


550 












0.8 


0.5 


1.2 


0.8 


0.7 











*1 :200~300i:#xt.n'5^*;"|i|^ 
*2:6000~8000t#S.f»+1,*^*Il|S 



[0082] mMMc-i) 

(1) ii^ftbi}§toi^ 

27hPa£LT, #:0#rBW#b^^6>^^^^C^5feb, 20g/l<DT/l^-<>ivfk'^ 

(2) ^^/HkSJS^ J^Ml^ 
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^mi^TMtW^R^U^250°C, 0. IMPa, M2xjX7'MkKJ&fa ^250 

ttS P <Z)^-UrfV— (DAVo^D^rj^OHVoti^tV-etLieOOeq/to 
n*5j:Tj?1400eq/ / ton-efco/c 0 02^^/Hl:SJ^Wtii P <Wy=fV— ©AVojo 
£ iFOHVo (i^r 50eq/ton*D £U 1 5 20eq/ton-e& *9 , OH V% 

LT0. 0l5^e/P%^oJ;rj?0. 036^e^%^^J;5^*#^:»^-y— -e«#(^« 

?M^)b^^^3g^^)^^pb, ^m^S^^265°C, 0. 009MPa, ^MM 
^-£^^^265—275^ 0.0007MPa, SI#M$i^HJ^^270— 280°C, 0 
. 0000133MPa-eM!i'^UV0. 62<DPET£r#fc 0 ^bfrlfcPE,T<DW\±iM : &M3 

^U^s?D=i -^it©NMlU^^ h/k 25—2 7ppm# 

^7k^^^b^y^JM^-(DNMR^-<^h/kfc°— ^<D^Hte^T45%-Cfco 

(^l»!jC-2, 4, m^MC-l, 2) 

^^b-^CD^W^y=<— /WM^*ONMR^^b/W3:|2|2^ 
i-M«9-efc<9, »5HbO. *7c. #W>jC-l(D_hfB^#^:^f— mp 

OT/^^^A^^^^y^k^^^O?M^(7)NMR^^h/V»|ll4^ 
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[0083] (MMMC-3) 

5— 24ppm(Df5|g^^ci— K^t°— ^(ga{£fc°— ^f^TS) ^|g^§^c 0 

^^^^-t-§ff|(DyW^^(D^^^^y3— ;«©NMR^^^h^t^^ 
i~§25— 27ppm#3ff^^^$tb^7K^*^^bfcy^^-(DNMR^^^h/Vt° 
— ^^^t^*fb-C50%-efco7c 0 #^^cm^lS»20-35 o C(D#fflM-e^ 

(^y^^/KDfi^) 

vo. 75di/ g ^u m^n.&m^^titfcmmxm.mu &mmi¥fjrmM-i5oc(r> 

m) *f m^M#^j;«9»^^S295T:-e^y7^-^^^Lf' 0 r^y^—Ao 

°C^^Lfc^M F*3-e^)7#^|^@^L, 2OOOcc<D^J&0ft:(JP»RB) £r# 
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#*d^ rxfi, ^m^w-^muwmo. 45mm) ^pmitmm), e^m^ 



3 







3616010-2 




♦*«0-1 








MS 
80-90°C 


ME 

95-1 05°C 


ME 
80-90°C 


140-160°C 


ME 
80-90°C 


ME 
95~105°C 




"^fit/It ra" 




(20 — 35°C, 




(Tail* 

SL) 


















27 AHNMR (Sight) 


2.2 


0.85 


2.2 


0.18 


2.2 


0.85 


31 P-MMR (%) 


45 


22 


50 


<1 


45 


22 


IV (di/g) 


0.62 


0.62 


0.62 


0.62 


0.62 


0.62 


an cud 


57.4 


56.1 


57 


56.9 


57.1 


57.5 


felS (bit) 


0.3 


0.2 


0.1 


0 


0.2 


0.2 


Tel CO 


166 


167 


137 


1 40 


167 


140 


AI^MWppm) 


420 


1350 


400 


5500 


4500 


1100 




0.7 


1.1 


0.7 


3 


2.5 


2.1 




1.378 


1.378 


1.377 


1 397 


1.379 


1,398 




ML 


ML 


ML 




ML 


»y 




ML 


ml 


ML 




ML 






0.6 


1.3 


0.6 


4.5 


4.2 


3.2 



[0084] 
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(2) ^^MtR^xx^mm^- 

, 0. IMPa, H23i^/HbH^^^255 0 C, 0. lMPa^KJ£b^^i^^#fc 

Wfi^KJiS^dS, 265°C, 0. 009MPa, til^OT^, 270°C, O. 0007MP 
a, H^Sr^Stf^/^ 272°C, 0. 0000133MPa-eHJfebIVO. 61(DPETSr#fc 

^PET^^#i-^ii:L-C^4^^i-ft^^^J;5^»L7t 0 #k;frfcPET<Df¥ 

#7^^©^ rx^igv\ DEG#^r*^{£<feist)^0-e*>5 o tot, 

[0085] (^Ji^!jD-2— 8) 

PET^<^#7C^*^^tt^tt^^^i-*^^§^5^^^tt(D^^(D^ 

^2^^/Hk^w^^^iM^sj^«^»^»^>'^«Mai#^^L 
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[0086] (###!|D-1) 

o 

(##^!lD-3— 6) 







mmm 


mmm 


mmm 


mmm 


mmm 


mmm 


mmm 


mmm 




D-1 


D-2 


D-3 


D-4 


D-5 


D-6 


D-7 


D-8 


D-9 


27 AI-NMR (S£gJ±) 


0.85 


0.85 


0,85 


0.85 


0.85 


0.85 


0.85 


0.85 


0.85 


31 P-NMR (%) 


50 


50 


50 


50 


50 


50 


50 


50 


50 


AlTE^M(ppm) 


30 


30 


30 


30 


30 


21 


21 


21 


30 


P (ppm) 


70 


47 


70 


70 


70 


49 


60 
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